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Furylacryloyl chloride
CH,Cl,, TEA, DMAP, rt
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Furylacryloyl chloride
CH,Cl,, TEA, DMAP, rt

d-tert-FFHHHELH A -4" o] EF A nfo] 7 d o] A

t)slo]==A] ulolxld (3.0 g, 16.1 mmol)S DMF(Dimethylformamide; tlW & X Eofulo]=) (150 ml)ol ¢l &
olut}E (2.2 g, 32.2 mmol), TBDMS-Cl(tert-butyldimethylsilyl chloride;3x-HEumaddd Fzglol=
(2.7 g, 17.7 mmol)° Ya1 50 CollA 2 AlF adtslgich, A271x]) @z2hst s a8d8S #eFe] Hof Fof b
< Zth oz F uAE ¢ ARvtEaRy (A2 od=10: D)2 AAste] M 1A (2.3 g, 48 %)
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1H NMR (300MHz, CDC13) & 7.44-7.39 (4H, m), 6.90-6.86 (4H, m), 1.02 (9H, s), 0.24 (6H, s); MS (EI)
m/z = 300.0 (M+).

d-tert-FHE MDA -4 -(2-FHolTH = A S A] ) nfo] s d o] 174

Yolmd Ak (1.3 g, 9.2 mmol)S YZZZwEr (60 ml)o] =] DMF 2 S
Sy SAE ZF2Eo= (0.8 ml, 9.2 mmol)E AT ¥ 24 T 2LE HLeow &Y
FR2go| =5 Ax3U.

b5 719l A-tert-FEUWEA DG A4 -3Fo|==Z A ulolgld (2.3 g, 7.7 mmol), TEA(trlethanolamlne,g
olwl) (10.7 ml, 76.5 mmol)®} DMAP(dimethylaminopyridine) (94 mg, 0.8 mmol)ES Z&3+ & A%
I2E2d S22 E Hrigt & A4 3 AZF whkslglt. 9 EFES HEe] Eo *r°1 s

T @ avEOYIRZ FEIL FEFSGY. @ A2viEady (HX:EA=S: D)2 AAS 34
g, 93 %5 LA}:

1H NMR (300MHz,CDC13) & 7.65 (1H, d), 7.60-7.54 (3H, m), 7.46 (2H, d), 7.22 (2H, d), 6.92 (2H, d),
6.71 (1H, d), 6.56-6.50 (2H, m), 1.02 (9H, s), 0.25 (6H, s); MS (EI) m/z = 420.1 (M+).
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1HNMR(300MHz,DMSO-d6) & (ppm): 9.10 (1H, s), 7.57-7.51 (2H, m), 7.49 (2H, d), 7.36 (2H, d), 7.12 (2H,
d), 6.83 (21, d), 6.75 (1H, d), 6.50 (1H, dd), 6.42 (1H, d); MS (EI) m/z = 306.4 (M+).

mw

4

4.4 -Hl2-FHolaA R A A Hlo]H Y <]
FHola™ A (1.0 g, 7.4 mmol)S TZZ=2HEr (50 ml)o] o] DWF 2 - 3 eS8 928 & 2x2 0 C=2
W SAE F2gel= (0.7 ml, 7.4 mol)E HHE] Wi 2A3 F 2EE FLoR SuiA FHoadRd
SFRol=E Azttt e WhETlo] 4-dto] =HAI-4 - (2-FHotaH =) nte] H -
F229E (30 ml)oll *o]aL TEA (8.6 ml, 62.0 mmol) = DMAP (76 mg, 0.6 mmol)S &3 3 & A|Z3 F
oladRY FEHO)EE AHUieE & AFedA 3 AzE wnkElt. WhSEES Fge] FRGO| Fo vgs
Faeta ¢ ARMEIYIE 223 F FEHAT. oMAE (500 mDAl ¢ 1 5 A (700 ml)ol X
4 gol AFA F A A (1.5 g, 570 ATk

<

1H NMR (300MHz,DMSO-d6) & 7.94 (2H, d), 7.76-7.68 (6H, m), 7.33 (4H, d), 7.10 (2H, d), 6.71 (2H, dd),
6.49 (2H, d); MS (EI) m/z = 426.1 (M+).

<AAld 2> 4.4 ““H|E=-FHNTH2AZADEO s d A
PAPPhy)s. 39 K, C04
_Q_ _Q_OCH' dylere, Ethandl100°C -’OdJ

BBry
CH0p,-78°Ctort

TBOMS-C
oL Dorms 2 s S

nidazole, DMF, 50°C

Furdacnd oy chloride
TEA, DMAP, CHaCly, rt

nBugNF, Ac OH
THF, 0°C

Furdacryloy chlorids
TEA, DMAP, CHyClp, rt

AV U N
000y,

A EERELE RER

tlolp = Al (1.0 g, 4.2 mmol)S ALd (120 mD)ol =<9 F 2M2] K,C0; =8 (5.3 m1)9} 17 ml 9] olehE

o ol WEAHAY HEA (1.6 g, 10.5 mmol)S A HE YL 30 ¥ %< &71~343 3 Pd(PPhy), (0.97g,

4. 4mmol)S ¥ 100 CE L8 83 %
W3S T8I0 A7 F IAE FHRTY USE22Hg
75 B)E AT}

1H NMR (300 MHz, DMSO-d6) & 7.68 (4H, s), 7.67 (4H, d), 7.05 (4H, d), 3.80 (6H, s); MS (EI) m/z
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[0113]

[0114]

[0115]

[0116]

[0117]

[0118]

[0119]

[0120]

[0121]

[0122]

[0123]

[0124]

[0125]

[0126]

[0127]

SS=50ol 10-1403480

290.1 (M+).

4.4 -t]slo] =2 A ol d ] 34

4,4 -t EAEHHE (1.0 g, 3.4 mmol)S T FEZEME (50 ml)ol] %<l & -78 TR 25 Y3 F BBr3
(1.7m1,17.2mmo1 ) S 10 ml9] tZZZEle] 3|4 & A7}elc}. o]F WS 22 oz 23 & 10 A7+

g2 3 3 NS T Axste] 4 1A (0.7 g, 79 9= Ik

1H NMR (300MHz, CD30OD+DMSO-d6) & 7.57 (4H, s), 7.50 (4H, d), 6.86 (4H, d); MS (EI) m/z = 262.1 (M+).

d-tert-FHE MDA -4""—slo] =5 A|Ho]sd o] FHd

o

4,4 7 -ysto]=EAEHY (2.3 g, 8.8 mmol)S DMF (60 ml)ol 591 olmt}E (1.2 g, 17.5 mmol),
TBDMS-Cl (1.6 g, 10.5 mmol)S 23 50 CollA 2 Azt wwrslqdt), AL7kx] Wzheh b33 8S ko] o
ol WieS x8slu oI T uAS B A2vETgIAR AASe] S 1A (1.

S
0
S
& op
e
ne
32
i)

1H NMR (300MHz, CDC13) & 7.60 (4H, s), 7.55-7.48 (4H, m), 6.95-6.89 (4H, m), 1.02 (9H,s), 0.24
(6H,s); MS (EI) m/z = 376.5 (M+).

4-tert-HE W R A G -4 -(2-FHo AR AS A Holsd o] A

Fdolad AF (0.6 g, 4.1 mmol) = Y FE2d e (50 ml)ell o] DWF 2 5l
SEn SA4Y S220)= (0.4 ml, 4.1 mmol)S HHS] € 24 & REE FRoE A FHolmH=R
Z2eol=E A|F3 ).

—

o2 REE7]Y 4-tert-FHEUHIEAH KA -4 -slo] =EAJEojFd (1.3 g, 3.5 mmol), TEA (4.8 ml, 34.5
mmol) 2 DMAP (42 mg, 0.3 mmol)E &3 3t & A2 Folmdzd F2go|l=g AHylsk & LA 3 A
F adslty, S EES Jge gl LS 273 I I JRulEIaYR FE3n B39},

@ IARvE Y (HX:EA=S: 1) 2 AASte] A 14 (1.5 g, 88 %)= dA}:

1H NMR (300MHz,DMSO-d6) &§7.94 (1H, d), 7.78-7.61 (9H, m), 7.31 (2H, d),7.10 (1H, d), 6.97 (2H, d),
6.71 (1H, dd), 6.50 (1H, d), 0.98 (9H, s), 0.23 (6H, s); MS (EI) m/z = 496.2 (M+t).

4-8to] B2 A4 -(2-F ol A A Elolrd o] F4]

4-tert-FEUHEAHSA -4 -2(2-FHolmad 2L SADHAAY (1.5 g, 3.0 mmol)& THF (50 ml)el =<1

2L Z 0oCE YF % vlg] £33 nBudNF(9.0ml,9.0mmol) ¥} glacial AcOH (0.5 ml, 9.0 mmol) &N& HH

A7velglek. g AIZE wgk & gk et E S ko] TR dete ¥gS TRSta 1A ANES o3 &
9g

H
2 33 AL & Axste] A 1A (0.9 g, 78 HE AU

Mo ok ok

1H NMR (300MHz, DMSO-d6) 69.60 (1H, s), 7.94 (1H, d), 7.78-7.67 (7H, m), 7.57 (2H, d), 7.31 (2H, d),
7.10 (1H, d),6.88 (2H, d), 6.71 (1H, dd), 6.50 (1H, d); MS (EI) m/z = 382.1 (M+).

4,47 v 2 (2-F ol A A A Elolrd el §4

FdolaE 4 (0.4 g, 2.8 mmol)& HEZZWE (50 ml)oll =o]3L DMF 2 5l
Gy S ZF2eko]l= (0.3 ml, 2.8 mmol)S HHF] Wi 2A F 25 HJo g SYA FHolmHEw
F2alol =2 A 23},
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[0128]

[0129]

[0130]

[0131]

[0132]

[0133]

[0134]

[0135]

[0136]

[0137]

[0138]

GRUZY FEAlEE AR £ BEAH 3 AT UGG, EEHEE 4&4 =
Fasta @ ARCEIdNE FE% F sEAA. ¢ A2sEads gasel 34 a4

1H NMR (300MHz, DMSO-d6) & 7.94 (2H, d), 7.81-7.79 (8H, m), 7.74 (2H, d), 7.34 (4H, d), 7.10 (2H, d),
6.71 (2H, dd), 6.50 (2H, d); MS (FAB) m/z = 502 (M+).

<AAld 3> 2,6-HEC-FHo AR 2L SANUYZ S FA

0H DMF, Imidazole ,50°C OTEOMS

Furdacryoy chloride
CH,Cl;, TEA, DMAP, rt

@v\n, m nBu‘NF AcOH Q\/\gnm

THF oeC

OTEDMS

Furyacryond chloride
CH; Oy, TEA, DMAP, it

2-(tert-He e AL A)-6-sfol =z A et ale] i

yzegel-2 6-t% (5.0 g, 31.2 mmol)S DMF (250 ml)ol] =91 3 o] . TBDMS-C1 (5.7
g, 37.5 mmol)& Wi 50 TolA 2 Az wRksigith. A7k dzbek w3 EtES 3o Eoﬂ o] kg
TEs o9 T uAE ¥ ARvEIH Y HGEASS: DR AAlste] A 1A (4.6 g, 54 ©E DA

sy
£
Mg
—~
»
o
%
w
J
ol
2
=
S
5 =

1H NMR (300 MHz, CDC13) & 7.62-7.54 (2H. dd), 7.15-7.03 (4H, m), 1.04 (9H, s), 0.25 (6H, s); MS (EI)
m/z = 274.0 (M+).

2-(tert —FEUME AL EN)-6-(2-FHolTHEJF AT o] A
FEola" Ak (2.8 g, 20.1 mmol)E HYEZZ g (150 ml)ol = 3" g C
2 953n §49 ZEgol (1.8 ml, 20.1 mmol)S 8] Wi 27 & 255 4208 SuA Fdolad
29 F2gol=E A XYY

E Hkg7)o 2-(tert-HEUuaAHEA])-6-slo]|=F A Y= e (4.6 g, 16.8 mmol), TEA (23.4 ml, 167.6
mol) % DMAP (0.2 g, 1.7 moD)& £ & F A%% Folagzd Favol=g Ad 5 42old 3 A
e, WeEGES ANFel Bol Yol NS FRE F @ AzvEaduz F2u s

# F=2atE a9 HCEASS: DR At 4 1A (5.8 g, 83 B)E ATt

1H NMR (300MHz, CDC13) & 7.72-7.67 (2H, dd), 7.66 (1H, d), 7.55-7.53 (2H, m), 7.25-7.20 (2H, m),
7.11-7.07 (1H, dd), 6.70 (1H, d), 6.57 (1H, d), 6.51 (1H, dd), 1.02 (9H, s), 0.24 (6H, s); MS (EI) m/z
=394.2 (M+).

_17_



SS=50ol 10-1403480

[0139] 2-(Blo|=EAD)-6-(2-FHolagH e Ad S A Yz el A4
[0140] 2-(tert.-FEOHEAILA)-6-(2-FHolad 2L ZAH Y2 (5.8 g, 14.7 mmol)E THF (150 mD)ol] =<l
T oxE (0 CE ¥ & ng] £33 nBudNF(44ml,44. lmmol) ¥} AcOH (2.5 ml, 44.1 mmol) LS HHA3F] A

Ashedr, @ A7k
38 e F Az 9

NS EGRS el SRSl U] wrg e Tuela wA AHBS o3 F B2

A (4.0 g, 97 B AAr}:

F

_135 Lo

[0141] 1H NMR (300MHz, DMSO-d6) & 9.33 (1H, s), 7.73. (I1H, d), 7.67-7.59 (3H, m), 7.49 (1H, d), 7.19-7.11
(3H, m), 6.80 (1H, d), 6.57 (1H, dd), 6.52 (1H, d); MS (EI) m/z = 280.0 (M+).

[0142] 2.6-H]2(-FHolgAz A S A )Tk o] A
[0143] Fgotad Ak (2.4 g, 17.1 mol)S HEFZ2HEr (100 m)oll o] DNF 2 - 3 H&S We & ex2 (¢
2 YFn g Z2gol= (1.5 ml, 17.1 mmol)S A3 Yil 2/ & 255 2oz 28] Fdolad

29 SRdol=g Az,

[0144] gE wSr)o 2-(3Fol =FA)-6-(2-FHolad 2 A)ZEdA (4.0 g, 14.3mmol)E YF 229 (100 ml)
o] o] TEA (19.9 ml, 142.7 mmol), DMAP (170 mg, 1.4 mmol)S &3} 3 & A%x3 Fdolmdad F=g
ol=E A7l & *o W 3 A1z wuksii), RESEFES HFo FTHTO FHo ¥SS FTRIIL fEER
Hete g F&£3 5 1/2 7FF FF39Y. 5F & U 1A AAES o7 & Hdzxse M 1A (2.5,
4%)E Ao}

[0145] 1H NMR (300MHz, DMSO-d6) & 8.02 (2H, d), 7.95 (2H, d), 7.82 (2H, d), 7.77 (2H, d), 7.45 (2H, dd),
7.11 (2H, d), 6.72 (2H, dd), 6.53 (2H, d); MS (EI) m/z = 400.1 (M+).

[0146] <AAle 4> 2,5-U]|2[4-(2-FLolaE 2L SAHIL Mol o3l A4

B o HO Pd(PPhyl,. 3q. K,CO, 0 Q . N
\@7' v HOP < > OCH: 4 iere, Ethand 100°C w 0

EBryg

CHyCly, -78°C to RT

HO
HO ‘ s O 0-TEOMS _  TEOMS-CI O " O OH
b W DMF, Imidazole, 50°C W

Furylacryloy cHonde
TEA, DMAP, CHpCOl,, rt

(N 0 ] nBugNF, 4c OH 7 i}
M Q g O 0-TEOMS M Q s O oH
L THF,00C 0 L/

\ Furylacryloyl cH oride

TES, DMAP, CHyCly, rt
o7 TS a%s
0 N

[0147] >/ 0

[0148] 2. 5-H]|~(4-HEAH )M e] QM| B

[0149] Dibromo#o] @3 (5.3 g, 21.9 mmol)S A& (120 ml)oll =91 5 2M¢] K,CO; =82 (25ml) =} 80 mlel o &g

_18_



[0150]

[0151]

[0152]

[0153]

[0154]

[0155]

[0156]

[0157]

[0158]

[0159]

[0160]

[0161]

[0162]

[0163]

I
rO
=)
it
>
i
e
=
rf
2
—_
o
o
0Q

>
S
~
=2

=

=
o
iy
X
=
il
o
k]
w
S
Sh
off
rO
i)
N
N
[>
Lot
o
o
ne)
=
as}
as)
&
N
S
—
o

1H NMR (300 MHz, DMSO-d6) & 7.61 (4H, d), 7.36 (2H, s), 7.01 (4H, d), 3.79 (6H, s); MS (EI) m/z =
296.1 (M+).

2.5-H] 2 (4-5o| EEA A ) do 2 A o] FLA

Q.
? BBrs (9.8m1,101.3mm01)§ 30 mu ﬂ%iiuﬂ%oﬂ 4440}04 an&iiﬂr. o]F W 2LE AL
d 5 10 A 9 wRkegly. HkSEdES T% o] Eof o dE-& TR oI F AAE HEZ2dE
o7 oy AE RNE T Axste] A 1A (5.1 g, 94 BE AU}

e 2

1H NMR (300MHz, CD30OD+DMSO-d6) & 7.40 (4H, d), 7.08 (2H, s), 6.75 (4H, d); MS (EI) m/z = 268.5 (M+).

2-(4-sto] EFA A ) -5-(4-tert—FRH W AN A S A5 ) #o] O 3l o] A

2,5-H] A (4-3to] =2 A A )Mol 23 (5 g, 18.6 mmol)S DMF 200 mlol ¢l & olm|t}=(2.5 g, 37.3 mmol),
TBDMS—C1 (4.2 g, 28.0 mmol)& Pl 50 ColA 2 Azt wwralget. AL7bA] Q@zhek uhs53t 2S5 efe] &o
Bol 28 23353 o7 & uAS @ AZvEIHIZ GAste] A=A 1A (4.0 g, 56 $)S LT}
1H NMR (300MHz, Acetone-d6) & 7.59-7.50 (4H, m), 7.29 (1H, d), 7.25 (1H, d), 6.96-6.87 (4H, m), 1.02
(9H, s), 0.25 (6H, s); MS (EI) m/z = 382.1 (M+).

2-[4-(2-3FFotad 2 d A A d |-5-(U-tert-F B HE AL LA A d) o] e glle] FH

Feotad 4k (1.6 g, 11.5 mmol)E MC (100 ml)eol] o] DNF 2~3 &8 ¥ 255 (0oCR W3 &4
Y ZRetel= (1.0 nl, 115 moD)$ A3 ¥ 2 ARk F LR JLoR Leld FYoladuny FRol
=% Azsdt,

2 Hh37ldl 2-(4-3fo] =F A | d)-5-(4-tert- 1’4131] A A g d)oleHl (4 g, 10.5 mmol), TEA

14.6 ml, 104.6 mmol)$} DMAP (0.13 g, 1.0 mmol)va— gt 3 & A X3 FHoladHzEd FRolo|=E AHUbsH
Aol A 3 AlZE ukEFGITE, WS ERES o] Eo o HkES FE53 F MR FE3a FF3Sld.
} AzvtEady (HXGEA=5:1) 2 AAste] dxadtd 14 (3.8 g, 72 9)S AUk

1H NMR (300MHz, Acetone-d6) & 7.80 (1H, d), 7.76 (2H, d), 7.71 (1H, d), 7.63 (2H, d), 7.45 (1H, d),

7.36 (1H, d), 7.28 (2H, d), 7.00 (1H, d), 6.97 (2H, d), 6.67 (1H, dd), 6.49 (1H, d), 1.02 (9H, s),
0.26 (6H, s); MS (EI) m/z = 502.1 (M+).

= 4ot| o0

2-[4-(2-3Fotad 2 J A A d |-5-(4-3o| = A H ) ol e gl o] FH

2-[4-2-FEolad 2 S AN A |-5-(4-tert-FEUHE AL S A #H d)#o] o3l (3.8 g, 7.6 mmol)S THF (100
ol 3 2x- 2 (0 TR Y& & ulg E33l nBudNF(22.7ml,22.7mmol) 3} AcOH (1.3 ml, 22.7 mmol) &Y
B W23t ES Ao SR dite wheS TRt 1A AHES

2.9

g, 99 %5 LA}:

1H NMR (300MHz, DMSO-d6) & 9.73 (1H, s), 7.94 (1H, d), 7.73-7.68 (3H, m), 7.52-7.48 (3H, m), 7.34
(1H, &), 7.27 (2H, d), 7.10 (1H, d), 6.84 (20, d), 6.71 (1H, dd), 6.48 (1H, d); MS (EI) m/z = 388.0
M) .
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[0164]

[0165]

[0166]

[0167]

[0168]

[0169]
[0170]

[0171]

[0172]

[0173]

[0174]

[0175]

[0176]

SS90l 10-1403480

2.5-H| = [4-(2-F oA d = A5 ) s d [Wo] o 5l ] 94

Fdolad Ak (0.81 g, 5.9 mmol)E TJF2ZEHE (100 ml)ol] =] DNF 2 - 3 &S Y& 3 252 (0 C
2 g3 2" F2del= (0.52 ml, 5.9 mmol)S HH3] Wi 2 A T SEE Aow M FHolz

d2d FRFgo)=E Az

g2 wkgrlo 2-[4-(2-FHolad 2 A AN A I ]-5-(4-3fol =EA H )Mol o3 (1.9 g, 4.9 mmol), TEA (6.8
ml, 48.9 mmol) % DMAP (59.8 mg, 0.5 mmol)S &3} 3t & A X3 FHoladZY F2o|=E XUt & A
20 stal UERezE &3 F 55

oA 3 AlZF Rttt WHSEFES A FHFo Fo wsE FR2
stitt. AHaRvtE g2 AA st o 1A (2.1 g, 84 9 A

IH NMR (300 MHz, DMSO-d6) & 7.94 (2H, d), 7.77 (4H, d), 7.74 (2H, d), 7.56 (2H, s), 7.30 (4H, d),
7.10 (2H, d), 6.71 (2H, dd), 6.48 (2H, d); MS (FAB) m/z = 509 (M+).

<HA Y 5> 2-(4-FHFAEEZLAGA)AL-T-FHNTL ZASA|FHE 9] FA

N
CH Fur;dacry oyl chloride
HO

2-(4-3}o] = E A H Y )-7-8Fo] =E A 7u} 2 (4.5g, 16.2 mmol), 4-(HdEolu=)3gd (8.6 g, 71.3 mmol), F
Yoladzd A9 g, 48.6 mmol) S ‘:]:Liiﬂﬂgr 200 m1 €} DMF 50 mlol] &3l 3 ﬂ*&f‘&ﬁh 208 3 DCC (14.8
g, 71.3 mmol)& A7teith. 24A7F ¥ RAAAES 49 ¥ ﬁUH% AAG . A ZA k- E olAH ol E
(3/Dell Ael7t A Ao #estd] ?ii% 3A, 2-(4-FEotAERAAD A I-T-FH ot T E 2 I KA 7k
= (2.7 9)& I}

_I?:
(o3

I NR (Acetone-ds, 300MHz) & = 10.55 (s, 1H, NH), 8.20-8.14 (q, 2H, ArH), 7.81-7.78 (m, 1H, ArH),

7.70-7.67 (d, 2H, =CH), 7.53-7.51 (dd, 1H, ArH), 7.38-7.38 (m, 1H, ArH), 7.32-7.30 (m, 2H, ArH), 7.03-
7.01 (dd, 1H, ArH), 6.99-6.98 (m, 2H, ArH), 6.66-6.51 (m, 2H, ArH), 6.51-6.48 (q, 2H, =CH); MS m/z

515(M)

EF, ¥ ouge] PurgAyle FeoladdelEsst BdE FEA wWade] $4H PursHS W Brhe]
f8ted, sh7] FEHSAVIE FHo A EVIE RS Al 6 2 FurSAVIE vElolAH ol EE =Y
Hlate] 19] s3HES skt
<AAle] 6> 1,6-0]|2(2-FHotZEZ LS A]) ALH(HX-FA) §4
HO Furylacryloryl chloride 7 o 9 _ o
N ™
OH TEA, DMAP, CH,Cl, o~ o q
o /
Fdeotad AF (7.0 g, 50.8 mmol)S TIEZZHEE (300 mDeoll Fo]iL DNF 2 - 3 &S Y& & 2550 T
2 W33 A4 F2d0|= (4.5 ml, 50.8 mmol)& M3 Wi 2 A & 2EE F2oF E#A] FHola

g Fzelo|=Z Az}

i
=
olo
N
=2
=
T
1%
>
>
o
o
©
S
e

16.9mmo ) E HEF =g (100 ml)oll o3 TEA (23.6 ml, 169.2 mmol)
2 DMAP (0.2 g, 1.7 mmol)S& &3 F A %3 FHolad Frelo]l=2 FHIFE T ALdA 3 AgF wuhelgd
o Wk ERES e SR o] weE Fasta vEEaddcz F2d § ¥ AzvtEady
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[0177]

[0178]

[0179]
[0180]

[0181]

[0182]

[0183]

[0184]

[0185]

[0186]

[0187]

SS=50ol 10-1403480
(HX:EA=20:1 - 8:19] §vhH=E Felste] A=A 1A|(4.8 g, 79.1%) 2 AAT}:
I NR 300MHz, DCls) & 7.47 (2H, d), 7.44 (2H, d), 6.61 (2H, d), 6.47 (2H, dd), 6.34 (2H, d), 4.21

(4H, t), 1.74 (4H, quint), 1.47 (4H, m); MS (EI) m/z = 358 ).

<HlZd] 1> 1,6-H] 2 (HEl LT ZULA) A (HX-MA) FA

Methacryloyl chloride 9
HO S OH » \I)‘\o A0

TEA, DMAP, CH,Cl, J
HEel =28 A (5.7 g, 67.7 mmol)S TEFE2dA (300 ml)o] Fo]L DMF 2 - 3 HES 98 3 258 (0 T2
S A F2F0)= (6.0 ml, 67.7 mmol)S HH3] Wi 2A1 & 2EE Ao SHA HEZE E2
glol =2 A Z3AT}.

o2 wgyle] 1,6-3A S (2.0 g, 16.9 mmol)E tlFZZwEr (100 ml)el *o]a, TEA (23.6 ml, 169.2
mmol) X DMAP (0.2 g, 1.7 mmol)& =3 & A %3 welad FEgo|=E Z7sk & ALoA 3 Ak gk
Sgith. WSEFBS FFe] FHP Fol J"% TEo HERRVHGOR F33 F, @ A=viER
(HX:EA=50:12] &)= #glate] AA) Ae] (1.7 g, 39.5%) = LA}

'H ONMR (300 MHz, CDCls) & 6.09 (2H, m), 5.55 (2H, m), 4.16 (4H, t), 1.94 (6H, m), 1.71 (4H, quint),
1.45 (41, m).

<Agd 1> Z2E A L84 Hr}

2 ol gut-sAv|E FHoladuolEV|E mYdd A Wz TAE A & g4 )
7] flske], A7 AAld 1 - 59 FFA Wx2A o diste $2E AAyte] &S Friekgla, 1 A3E 5
71 1o YeERAT
Ao 1 - 59 S Wz $2E Ao gadS Hrkstr] s, FuEE AA- MLC-6608, Merck)
o 0.5 wt.%9] AAld 1 - 59 T3 WS Aol uitsla 1A & HAoz HAS T, S A of A
SHHAdE Hrtslrl 8l -30 ColA 3 43t WA & wstE @Ay, #EAs HAAlo 1 - 59 T3 wz2A
o] ZAE QG gILE wF & & HA- (0), 4 7FEA B5& FA9-(0) 2 571 &8 AL
2 ZAste] of dell g sFTt.
X1
T& e -30 T

A 1 0 0

A 2 0 0

Al 3 X X

A4 4 0 0

A 5 0 0

oA, 371 E 1] ER whe} o], AAle] 39] Ymuily FmolR Zhe A wEle A2 8 30 T
o] BEAAN ZAE o] wA b Wk, Al 1 -2 84 - 59 il
2 FhkE FolE Zhe TR vEAe A2 3 -30 T kel ‘ZF{M ZFEAl Z2E A = g

At
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10-1403480

s==4

g

==
5

s

o]
H

4 - 59
ENELUNLS S

ul
=

AAe 1 -2
72 F

[0188]
[0189]

0

To°

<Agd 2> FT-IRS o] &3 Fuk-3A HUl

[0190]

Hola e o] EV|7}

72
Hlale 19] 3}3HEd o

3

S

KBr o] Z®3ta, 1 - 50 J

5
T

]

R

==¥e}

20 ERH A

ZRoek] 10 wt.%=

=
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